General method of preparation of diacid chlorides 1 O-phthalic acid (0.83 g, 5 mmol) was treated with SOCl 2 (12 mL) and catalytic DMF under refluxing condition for 8 h. Solvent was evaporated under vacuum. The residue was dissolved in dry PhMe and evaporated to obtain diacid chlorides 1 as pale yellow solid at high yield of 98%.
A mixture of substituted aniline (10 mmol), 2-chloroethanol (2 mL), CaCO 3 (2.00 g, 20 mmol) and KI (10% mmol) were added to 14 mL water and refluxed for 8 h. Filtered, the filtrate was extracted with EtOAc (14 mL×3), and the combined organic layers were washed with saturated NaCl (14 mL×2), dried over anhydrous MgSO 4 , filtered, concentrated and purified by chromatography on silica gel (petroleum ether/ethyl acetate = 1:1→1:3). General procedure for the synthesis of medium-sized cyclophanes 4a-4h
A dry, 1000-mL, three-necked flask was charged with 2 mmol of compound 3, 0.32 mL of pyridine, 30 mg of DMAP and 600 mL of CH 2 Cl 2 . To the above vigorously stirred system, 1,2-benzenedicarbonyl chloride 1 (0.61 g, 3 mmol) in CH 2 Cl 2 (200 mL) was added dropwise over a period of 10 h. The reaction solution was stirred for 24 h at room temperature and then refluxed for another 10 h (reaction monitored by TLC). When the reaction was complete, the solvent was evaporated under reduced pressure, and the residual solution was washed with water (20 mL × 3) and dried over anhydrous MgSO 4 . Then the solvent was removed to leave crude product, which was purified by chromatography on silica gel (petroleum ether/ethyl acetate = 10:1). H, 4.66; N, 4.05. Found: C, 62.58; H, 4.62; N, 4.12 
